QUINOLINE chloroform : acetone (6 : 1) as eluent. The crude product was recrystallized from a chloroform : acetonitrile (1:1) solution to afford 200rag of (1): m.p. 452-453 K. Crystals were grown by slow evaporation from an acetonitrile : acetone (1:1) solution. The spectral data of this sample (IR, UV-visible and ~H NMR) are identical to those reported in the literature. (Main, Fiske, Hull, Lessinger, Germain, Declercq & Woolfson, 1982) and Fourier methods. Full-matrix least-squares refinement, W(Fo-F c) 2 minimized with w = 4Fo2[a2(F) + (0.04Fo2)2]-L Anisotropic thermal parameters for non-H atoms, isotropic for all H atoms, which were located from difference Fourier map. Final R --0.043, wR --0.080, S = 2.42 for observed data and 224 parameters. Maximum density fluctuation in final difference map in range 0.318-0.189e/~ -3, (A/tr)ma x = 0"07. Atomic scattering factors from International Tables for X-ray Crystallography (1974) and programs used were those of Enraf-Nonius (1982) SDP. Fig. 1 (ORTEPII, Johnson, 1976) (2) C4a 0.2452 (2) 0.0278 (1) 0.50784 (7) 2.80 (2) C5 0.3085 (2) 0.0088 (1) 0.59531 (7) 3.27 (2) C6 0.3513 (2) -0.1104 (1) 0.62629 (7) 3.46 (2) C7 0.3275 (2) -0.2186 (1) 0.57266 (7) 3.10 (2) C8a 0.2250 (2) -0-0807 (1) 0.45216 (7) 2.73 (2) C8 0.2641 (2) -0.2039 (1) 0.48721 (7) 2.84 (2) C9a 0.1330 (2) 0.0438 (1) 0.34081 (7) 3.30 (2) Related literature. Two-dimensional NMR analysis of this compound shows a preferred orientation of the C4-methoxy group towards the H atom of C3 (Cox, Prieto, Retamozo & Rodriguez, 1989) . Details for the isolation are given by Takeda (1941) , Diment, Ritchie & Taylor (1967) , Calderwood & Fish (1966) , Fish & Waterman (1971) , Benages, Juarez, Albonico, Urzua & Cassels (1974) and Torres & Cassels (1978) . For other spectroscopic data see Mitscher, Bathala, Clark &Beal (1975) .
Crystal Studies of Heteroeyclie Compounds Containing One Oxygen and Two Nitrogen
Atoms. XIII. 5,6,7,8,9,10-Hexahydro-4H-N,N'-ditosyl-l-oxa Experimental. The title compound was obtained by condensation of the disodium salt of bis[2-(ditosylaminomethyl)phenyl] ether with 1,3-bis(tosyloxy)propane. The formula was confirmed by MS, IR and NMR spectra.
Colourless crystals from ethanol at room temperature; crystal size 0.1 x 0.2 x 0.3 mm, Stoe diffractometer using 0-20 scan technique; unit-cell parameters from 21 reflections, 0max = 20 °, Cu Ka radiation, range of h, k and l 0--12, 0-.23, -13-.13 respectively. Total of 4345 unique reflections measured to (sin0)/2
